General procedure for the synthesis of hydroxylamine hydrochloride derivatives (56 -62 and 67) The 3-arylpropyl bromides 56 -62 and 67 were synthesized from corresponding substituted benzyl bromide derivatives (32 -38) and naphthylmethyl bromide 39 (Sigma-Aldrich, St. Louis, MO) in 4 steps following a literature procedure. 2 Intermediate stages provided sequentially the corresponding substituted C-benzyl-malonic acid diethyl ester derivatives (40 -47) and ethyl 3-arylpropanoate derivatives (48 -55), leading to the target 3-arylpropyl bromides (56 -67). The alkoxyamine derivatives (79 -90) were synthesized from the corresponding 3-arylpropyl bromides using a Gabriel synthesis 4 or a variation thereof using N,N'-di-tertbutoxycarbonylhydroxylamine as the source of the hydroxylamine moiety. Scheme S1. Synthesis of protected 3-(4-carboxymethyloxy-phenyl)propyl (91) and 3-(thien-3-yl)propyl (92) N-alkoxyamine intermediates by the Gabriel synthesis. 4 
3-(4-(tert-Butyloxycarbonylmethyloxy)phenyl)propyl bromide (69)
4-(3-Hydroxypropyl)phenol (68, 1.0 g, 6.5 mmol, 1 eq) was added to the 50 mL round bottom flask. Then K 2 CO 3 (1.79 g, 13.0 mmol, 2 eq) was added to the above reaction mixture followed by tert-butyl bromoacetate (0.96 mL, 6.5 mmol, 1 eq) at room temperature. The mixture was refluxed at 90 °C overnight. Starting material disappearance was monitored using TLC (MeOH: CHCl 3 10:90). Solvent was removed and crude was dissolved in H 2 O and the product was extracted to EtOAc (3× 25 mL). The combined organic fraction was washed with brine, dried over Na 2 SO 4 and removed under vacuum to obtain the crude product. This crude alcohol was subjected to the next reaction (bromination) without further purification. 
S5
The residue was dissolved in 21 mL of CH 2 Cl 2 at 0 °C. Then CBr 4 (2.26 g, 6.82 mmol, 1.05 eq) and PPh 3 (1.79 g, 6.82 mmol, 1.05 eq) were added to the above reaction flask and allowed to warm to room temperature. The reaction mixture was stirred at room temperature for 3 h, and the product formation was monitored using TLC (EtOAc: Hexane 20:80). After completion of the reaction, solvent was removed and the crude was dissolve in 50 mL of pentane-Et 2 O (1:1) mixture. The insoluble byproducts (triphenylphosphine oxide) was filtered off and the solvent was evaporated, and the residue was purified by flash chromatography (EtOAc-hexane, gradient of 3-20%) to afford 3-(4-(tert-butyloxycarbonylmethyloxy)phenyl)propyl bromide (69) 
3-(3-Thienyl)propyl bromide (71)
3-(3-Thienyl)-2-propenoic acid (1.50 g, 9.77 mmol, 1 eq) and ammonium formate (1.84 g, 1.84 mmol, 1.2 eq) were added to 100 mL round bottom flask and stirred with 33 mL of isopropanol. Then, 10% Pd-C (0.88 g) was added and stirring continued overnight at 90 °C. The mixture was allowed to cool to room temperature, and the crude product was isolated after filtration through a cake of Celite. Solvent was evaporated and dried crude product was subjected to the next reaction without purification. LiAlH 4 (0.37 g, 9.8 mmol) was added to 9 mL of dry Et 2 O with stirring in a 250 mL round bottom flask under N 2 at 0 °C. The crude acid was dissolved in 47 mL of dry Et 2 O, and this solution was added dropwise to the above LiAlH 4 solution at 0 °C. The mixture was stirred for 2 h at room temperature and then heated to reflux for 1 h. After cooling to 0°C, the reaction was quenched with 0.5 mL of water, 0.5 mL of 3 M NaOH and 1 mL of water and then heated to reflux for 1 h. After cooling the solid was removed by filtration and washed with 15 mL of Et 2 O followed by evaporation of the solvent of the combined filtrate to give the desired 3-(3-thienyl)propanol. Without further purification this crude alcohol was subjected to the next (bromination) reaction. Bromine (0.283 mL, 5.49 mmol) was slowly added to a solution of PPh 3 (1.44g, 5.49 mmol) in 9 mL of CH 2 Cl 2 at 0 °C. This mixture was stirred for 10 min, and 2,5-lutidine (0.78 mL, 6.72 mmol) was added dropwise and stirring continued for 20 min. Then the crude alcohol was dissolved in 2 mL of CH 2 Cl 2 and the solution added slowly to the above mixture at 0 °C and stirring continued for 6 h at 0 °C (reaction was monitored using TLC). After completion of the reaction, solvent was removed and the crude was dissolve in 50 mL of pentane-Et 2 O (1:1) mixture. The insoluble byproduct containing triphenylphosphine oxide was filtered off, the solvent was evaporated and the residue was purified by flash chromatography (EtOAc-hexane, gradient of 5-20%) to obtained 3-(3-thienyl)propyl bromide (71) (0.71 g, 3.5 mmol, 70% yield). 1 3-Azidopropylamine (122) was synthesized from 121 according to a literature procedure. 1 Active N-succinimidyl ester of BODIPY (113) (BODIP 630/650-X, SE, 3.0 mg, 4.5 µmol, 1 eq, Invitrogen, Carlsbad, CA), 3-azidopropylamine (2) (1.0 mg, 9.9 µmol, 2 eq) and 100 µL of DMF was added to the 5 mL round bottom flask under N 2 . Then Et 3 N (1.26 µL, 9.9 µmol, 2 eq) was added to the above reaction flask and stirred over night at room temperature. Solvent was evaporated, and the residue was purified by flash chromatography (chloroform-methanol, gradient of 3-5%) to afford BODIPY azide (124) (3.1 mg, 4.7 µmol, 88%) as a bright blue solid. m/z (M+ESI MS) found: 646.2582; calc for C 32 H 35 N 7 O 3 BF 2 S: 646.2578.
